UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION 5 CHICAGO REGIONAL LABORATORY

536 SOUTH CLARK STREET (ML-10C)

CHICAGO, ILLINOIS 60605
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LIMS Work order(s):
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Analysis:

Ignitability by Setaflasi& WaterContentKarl FisherTitration

Primary Analyst: Colin Breslin
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Data Reporting Qualtrax Workflow ID: 15105
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UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION 5 CHICAGO REGIONAL LABORATORY
536 SOUTH CLARK STREET

CHICAGO, ILLINOIS 60605

Date: 7/19/2018
Subject: Review of Region 5 Data for Milliken Chemical Dewey Plant
To: Region 4
980 College Station Road
Athens, GA 30605
From: Colin Breslin, Chemist

US EPA Region 5 Chicago Regional Laboratory

The data transmitted under this cover memo successfully passed CRL’s data review procedures as documented in the
current Quality Management Plan and applicable Standard Operating Procedures. In accordance with the EPA
QA/G-8 Guidance on Environmental Data Verification and Data Validation and the U.S. EPA Region 5 RMD QMP,
CRL performs data verification on all the data generated internally. CRL does not perform data validation or quality
assessment procedures.

This report was reviewed and the information provided herein accurately represents the analysis performed.

Please contact the analyst with any technical report issues, Robert Thompson at (312)-353-9078 for sample project
concerns, and Sylvia Griffin at (312)-353-9073 with data transmittal questions. Thank you.

Attached are Results for: Milliken Chemical Dewey Plant

Analyses included in this report:

Ignitability by Setaflash Water content,Karl Fisher Titration

Report Name: 1806004 Ignitability by Setaflash Water content,Karl Fisher Titration FINAL Jul 19 18 1448
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Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605

Phone:(312)353-8370 Fax:(312)886-2591
Region 4 Project: Milliken Chemical Dewey Plant
980 College Station Road Project Number: [none] Reported:
Athens GA, 30605 Project Manager: Jeffrey Hendel Jul-19-18 14:48

Accredited Analyses included in this Report

ACCREDITED

TESTING LABORATORY
Method:  EPA 1020B in Water
Analysis:  Ignitability by Setaflash
Analyte Certifications

Ignitability by Flashpoint ISO/IEC 17025:2005
Method:  EPA 9000 in Water

Analysis:  Water content,Karl Fisher Titration

Analyte Certifications

Water content ISO/IEC 17025:2005

Analytes not listed above are not accredited by ANAB.

Report Name: 1806004 Ignitability by Setaflash Water content,Karl Fisher Titration FINAL Jul 19 18 1448
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Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605

Phone:(312)353-8370 Fax:(312)886-2591
Region 4 Project: Milliken Chemical Dewey Plant
980 College Station Road Project Number: [none] Reported:
Athens GA, 30605 Project Manager: Jeffrey Hendel Jul-19-18 14:48

Analysis Case Narrative

General Information

Two samples for the analysis of Ignitability by Setaflash (flashpoint) and Water Content, Karl Fisher Titration
were received at the Chicago Regional Laboratory (CRL) on June 06, 2018. Holding times do not apply to these

samples. The designated analyst, Colin Breslin, can be reached at 312-886-2912.

The flashpoint samples were prepared and analyzed according to CRL SOP AIG048A Version 5 (based on
SW-846: 1020B).

The water content samples were prepared and analyzed according to CRL SOP AIG015A Version 4 (based on
SW-846: 9000).

Sample Analysis and Results

The data reported herein meets the requirements of the CRL analytical SOP used for analysis. There were no
laboratory specifications stated in the Milliken Chemical Dewey Plant Quality Assurance Project Plan (QAPP),
dated September 19, 2017. The QAPP is saved on the CRL share drive with file name:

Miliken QAPP_17-0496.pdf.

Water content results were reported as not detected at the CRL analytical SOP reporting limit of 0.5% water
content, which showed the samples were essentially non-aqueous.

Quality Control

All Quality Control (QC) audits were within CRL limits for the requested analytes or did not result in
qualification of the data.

Report Name: 1806004 Ignitability by Setaflash Water content,Karl Fisher Titration FINAL Jul 19 18 1448
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Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605
Phone:(312)353-8370 Fax:(312)886-2591

WORK ORDER Printed: 6/7/2018 11:07:31AM
1806004
US EPA Region 5 Chicago Regional Laboratory

Client:  Region 4 Project Manager: Angela Ockrassa Davis
Project: Milliken Chemical Dewey Plant Project Number: [none]
Report To:
Jeffrey Hendel 980 College Station Road Phone: (706) 355-8839
Region 4 Athens, GA 30605 Fax:
Date Due: Jul-23-18 15:00 (46 day TAT)
Received By: Robert Snyder Date Received: Jun-06-18 09:15
Logged In By: Robert Snyder Date Logged In: Jun-06-18 13:57
Samples Received at: 22.8°C ‘Work Order Comments:
Sample tags/labels Yes Copy/Relog from 1805008.
Seals Intact Yes
Received on ice No
Paperwork Included Yes

Sample ID:  1806004-01
Sample Name: 01 Tetramer

Sample Comments:

Sampled: Sep-26-17 12:25 Matrix: Water

Sample Location/Comments: E173905-01

Analysis Hold time (days) Expires Comments
Ignitability by Setaflash 365 Sep-26-18 12:25 pH=4
Water content,Karl Fisher Titration 365 Sep-26-18 12:25 pH=4

Sample ID:  1806004-02
Sample Name: 02 Tetramer

Sample Comments:

Sampled: Sep-26-17 12:35 Matrix: Water

Sample Location/Comments: E173905-02

Analysis Hold time (days) Expires Comments
Ignitability by Setaflash 365 Sep-26-18 12:35 pH=4
Water content,Karl Fisher Titration 365 Sep-26-18 12:35 pH=4

WORK ORDER MEMO: Samples rec'd at ambient temperature. Last sample set for this project was also, and
NCR 14124 was opened. NCR was resolved as not being an issue, as flash point analysis does not have a
requirement to be cooled but the sample requirements table just hadn't been updated yet. Update currently pending,
so no NCR will be opened for this shipment.

REVIEWED

By Robert Thompson at 11:08 am, Jun 07, 2018

Reviewed By

Date
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Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605

Phone:(312)353-8370 Fax:(312)886-2591
Region 4 Project: Milliken Chemical Dewey Plant
980 College Station Road Project Number: [none] Reported:
Athens GA, 30605 Project Manager: Jeffrey Hendel Jul-19-18 14:48
Water Content by SW846 Method 9000
US EPA Region 5 Chicago Regional Laboratory
01 Tetramer (1806004-01) Matrix: Water Sampled: Sep-26-17 12:25 Received: Jun-06-18 09:15
Flags / Reporting
Analyte Result Qualifiers MDL Limit Units Dilution Batch Prepared Analyzed
Water content U 0.5 % 1 BI8FO11 Jun-12-18 Jun-12-18
02 Tetramer (1806004-02) Matrix: Water Sampled: Sep-26-17 12:35 Received: Jun-06-18 09:15
Flags / Reporting
Analyte Result Qualifiers MDL Limit Units Dilution Batch Prepared Analyzed
‘Water content U 0.5 % 1 BI8FO11 Jun-12-18 Jun-12-18

Report Name: 1806004 Ignitability by Setaflash Water content,Karl Fisher Titration FINAL Jul 19 18 1448
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Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605

Phone:(312)353-8370 Fax:(312)886-2591
Region 4 Project: Milliken Chemical Dewey Plant
980 College Station Road Project Number: [none] Reported:
Athens GA, 30605 Project Manager: Jeffrey Hendel Jul-19-18 14:48
Ignitability, Flash Point, EPA 1020B (modified)
US EPA Region 5 Chicago Regional Laboratory
01 Tetramer (1806004-01) Matrix: Water Sampled: Sep-26-17 12:25 Received: Jun-06-18 09:15
Flags / Reporting
Analyte Result Qualifiers MDL Limit Units Dilution Batch Prepared Analyzed
Ignitability by Flashpoint 136 Degrees F 1 B18F004 Jun-08-18 Jun-08-18
02 Tetramer (1806004-02) Matrix: Water Sampled: Sep-26-17 12:35 Received: Jun-06-18 09:15
Flags / Reporting
Analyte Result Qualifiers MDL Limit Units Dilution Batch Prepared Analyzed
Ignitability by Flashpoint 136 Degrees F 1 B18F004 Jun-08-18 Jun-08-18

Report Name: 1806004 Ignitability by Setaflash Water content,Karl Fisher Titration FINAL Jul 19 18 1448
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Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605

Phone:(312)353-8370 Fax:(312)886-2591
Region 4 Project: Milliken Chemical Dewey Plant
980 College Station Road Project Number: [none] Reported:
Athens GA, 30605 Project Manager: Jeffrey Hendel Jul-19-18 14:48

Notes and Definitions

U Not Detected
NR Not Reported
Q QC limit Exceeded

Report Name: 1806004 Ignitability by Setaflash Water content,Karl Fisher Titration FINAL Jul 19 18 1448
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Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605
Phone:(312)353-8370 Fax:(312)886-2591

Quality Control Summary

Date: 7/19/2018 Analyst:  Colin Breslin
Project:  Milliken Chemical Dewey Plant

Analyte: Ignitability by Flashpoint
Analysis: Ignitability by Setaflash

Reporting Spike Source %REC % RPD
Result . Flags / . o . % RPD
QC Sample Name esu Units Qualifiers MDL Limit Level Result %REC Limits Limit
B18F004-DUP2 136 Degrees F 0.0147 2.23
Source: 1806004-01 136
B18F004-SRM1 80.0 Degrees F 81.00 98.8% 98.1-101.9
B18F004-SRM2 81.0 Degrees F 81.00 100% 98.1-101.9
B18F004-SRM3 80.6 Degrees F CustomFlag 81.00 99.4% 98.1-101.9
B18F004-SRM4 81.0 Degrees F 81.00 100% 98.1-101.9
B18F004-SRMS5 81.0 Degrees F 81.00 100% 98.1-101.9
B18F004-SRM6 81.0 Degrees F CustomFlag 81.00 100% 98.1-101.9
B18F004-SRM7 80.8 Degrees F 81.00 99.7% 98.1-101.9
B18F004-SRM8 79.7 Degrees F 81.00 98.4% 98.1-101.9
B18F004-SRM9 80.2 Degrees F CustomFlag 81.00 99.1% 98.1-101.9
Analyte:  Water content
Analysis: Water content,Karl Fisher Titration
Reporting |  Spike Source %REC % RPD
Result . Flags / Limi Resul ouRE Limi % RPD .
QC Sample Name esu Units Qualifiers MDL imit Level esult %REC imits Limit
B18F011-DUP7 0.01 % 0.5 0.00 10
Source: 1806004-01 0.01
B18F011-DUPS8 0.01 % 0.5 0.00 10
Source: 1806004-02 0.01
B18F011-SRM1 1.04 % 1.000 104% 97-107
B18F011-SRM2 1.04 % 1.000 104% 97-107
B18F011-SRM3 1.03 % 1.000 103% 97-107
B18F011-SRM4 1.04 % 1.000 104% 97-107

Report Name: 1806004 Ignitability by Setaflash Water content,Karl Fisher Titration FINAL Jul 19 18 1436
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Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605
Phone:(312)353-8370 Fax:(312)886-2591

Quality Control Summary

Date: 7/19/2018 Analyst:  Colin Breslin
Project:  Milliken Chemical Dewey Plant

Notes and Definitions
CustomFlag B18F004-SRM9: average of BISF004-SRM7 & B18F004-SRM8
CustomFlag B18F004-SRM6: average of B18F004-SRM4 & B18F004-SRMS

CustomFlag B18F004-SRM3: average of B18F004-SRM1 & B18F004-SRM2

U Not Detected
NR Not Reported
Q QC limit Exceeded

REVIEWED

By Colin Breslin at 2:44 pm, Jul 19, 2018

Colin Breslin, Chemist

Report Name: 1806004 Ignitability by Setaflash Water content,Karl Fisher Titration FINAL Jul 19 18 1436
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Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605
Phone:(312)353-8370 Fax:(312)886-2591

WORK ORDER Printed: 6/7/2018 11:07:31AM
1806004
US EPA Region 5 Chicago Regional Laboratory

Client:  Region 4 Project Manager: Angela Ockrassa Davis
Project: Milliken Chemical Dewey Plant Project Number: [none]
Report To:
Jeffrey Hendel 980 College Station Road Phone: (706) 355-8839
Region 4 Athens, GA 30605 Fax:
Date Due: Jul-23-18 15:00 (46 day TAT)
Received By: Robert Snyder Date Received: Jun-06-18 09:15
Logged In By: Robert Snyder Date Logged In: Jun-06-18 13:57
Samples Received at: 22.8°C ‘Work Order Comments:
Sample tags/labels Yes Copy/Relog from 1805008.
Seals Intact Yes
Received on ice No
Paperwork Included Yes

Sample ID:  1806004-01
Sample Name: 01 Tetramer

Sample Comments:

Sampled: Sep-26-17 12:25 Matrix: Water

Sample Location/Comments: E173905-01

Analysis Hold time (days) Expires Comments
Ignitability by Setaflash 365 Sep-26-18 12:25 pH=4
Water content,Karl Fisher Titration 365 Sep-26-18 12:25 pH=4

Sample ID:  1806004-02
Sample Name: 02 Tetramer

Sample Comments:

Sampled: Sep-26-17 12:35 Matrix: Water

Sample Location/Comments: E173905-02

Analysis Hold time (days) Expires Comments
Ignitability by Setaflash 365 Sep-26-18 12:35 pH=4
Water content,Karl Fisher Titration 365 Sep-26-18 12:35 pH=4

WORK ORDER MEMO: Samples rec'd at ambient temperature. Last sample set for this project was also, and
NCR 14124 was opened. NCR was resolved as not being an issue, as flash point analysis does not have a
requirement to be cooled but the sample requirements table just hadn't been updated yet. Update currently pending,
so no NCR will be opened for this shipment.

REVIEWED

By Robert Thompson at 11:08 am, Jun 07, 2018

Reviewed By

Date


Rthomp08
Reviewed


Breslin, Colin

From: Qualtrax <noreply@qualtraxcloud.com>

Sent: Tuesday, July 17, 2018 8:19 AM

To: Breslin, Colin

Subject: Notification of Client Contact "WO 1806004 Flashpoint" (ID 15093)

The following is a summary of Client Contact Workflow ID 15093. Adjust your project plan accordingly.

Client Name and Project and/or s Action
Contact Date Affiliation Work Order Contact Description Request
5/30/2018 US EPA R4 / Jeffrey Milliken Chemical Dewey |request to send agreed to accept
12:00:00 AM Hendel Plant / 1806004 flashpoint samples. samples.




Breslin, Colin

From: Awanya, Francis

Sent: Wednesday, May 30, 2018 2:05 PM

To: Thompson, Robert A,; Breslin, Colin; Persoon, Carolyn; Schupp, George
Subject: RE: request form R4 flashpoint

Follow Up Flag: Follow up
Flag Status: Flagged

Okay Rob.

Francis A. Awanya

Chemist

Chicago Regional Laboratory
USEPA Region 5

536 South Clark Street (ML-10C)
Chicago, IL 60605

Telephone: (312)886-3682

Fax: (312)692-2404

From: Thompson, Robert A.

Sent: Wednesday, May 30, 2018 1:55 PM

To: Breslin, Colin <breslin.colin@epa.gov>; Awanya, Francis <awanya.francis@epa.gov>; Persoon, Carolyn
<persoon.carolyn@epa.gov>; Schupp, George <schupp.george@epa.gov>

Subject: FW: request form R4 flashpoint

2 flashpoint samples from R4 requested. They wanted 30-days. Okay to accept? 250mL poly?

-\.'?.I'; (1] Fq-\_"-}h

e,

Robert Thompson, MPH

Chemist | Sample Coordinator

U.S.EPA R5 Chicago Regional Laboratory

536 S. Clark St. ML-10C | Chicago, IL 60605
(312) 353-9078 (Direct) | (312) 353-9096 (Fax)

Think Green - Not every email needs to be printed
3 12 p

From: Hendel, Jeffrey

Sent: Wednesday, May 30, 2018 1:49 PM

To: Thompson, Robert A. <Thompson.Robert@epa.gov>
Subject: RE: request form

Here is the completed form. Please let me know how much sample that the lab requires for performing flashpoint.

Thanks for your help,
Jeff

Jeffrey R. Hendel



Chief, Inorganic Chemistry Section

U.S. Environmental Protection Agency
980 College Station Road

Athens, GA 30605

Direct: 706-355-8839

Cell: 706-340-2145
hendel.jeffrey@epa.gov

From: Thompson, Robert A.

Sent: Wednesday, May 30, 2018 2:08 PM

To: Hendel, Jeffrey <Hendel.Jeffrey@epa.gov>
Subject: request form

Nz

\:ﬁt‘*ﬁ

Robert Thompson, MPH

Chemist | Sample Coordinator

U.S.EPA R5 Chicago Regional Laboratory

536 S. Clark St. ML-10C | Chicago, IL 60605
(312) 353-9078 (Direct) | (312) 353-9096 (Fax)

> Think Green - Not every email needs to be printed



Memo-to-File: Data Archive Paths Page 1l of1l

Work Order: 1806004
Analysis: Water Content, Karl Fisher Titration

I:\Projects (New File Structure)\Milliken Chemical Dewey Plant\1.
A&I\CBreslin\1806004\KFT\Water Content

Milliken Chemical Dewey Plant » 1.A8| » CBreslin » 18086004 » KFT » Water Content v O Search Water Content
" MName - Date modified Type Size

|:] 1805008-01_DOS0SACRLKTF_20180612-122656.mdet 6/12/2018 12:26 PM  MDET File
[ 1205008-01_D0S0SACRLKTF_20180612-122657 mdet 6/12/2018 12:26 PM  MDET File
[] 1205008-02_D0S0SACRLKTF_20180612-122658. mdet 6/12/201812:27 PM  MDET File
[] 1205008-03_D050SACRLKTF_20180612-122656.mdet 6/12/2018 12:26 PM  MDET File
[] 1205008-03_D050SACRLKTF_20180612-122656_1.mdet 6/12/201812:26 PM  MDET File
|J 1805008-04_DO503ACRLKTF_20180612-122635.mdet 6/12/201812:26 PM MDET File
|j 1805008-05_D0505ACRLKTF_20180612-122655.mdet 6/12/2018 12:26 PM  MDET File
|J 1805008-05_DO505ACRLKTF_20180612-122655_1.mdet 6/12/2018 12:26 PM  MDET File
[] 1205008-06_D0S0SACRLKTF_20180612-122654 mdet 6/12/201812:26 PM  MDET File
[] 1206004-01_D050SACRLKTF_20180612-122658. mdet 6/12/201812:27 PM  MDET File
[] 1206004-01_D050SACRLKTF_20180612-122658_1.mdet 6/12/201812:27 PM  MDET File
|J 1806004-02_D0503ACRLKTF_20180612-122657.mdet 6/12/2018 12:26 PM  MDET File
|j B18F011-DUP1_DO30SACRLKTF_20180612-122656.mdet 6/12/2018 12:26 PM  MDET File
|:] B18F011-DUP2_DO30SACRLKTF_20180612-122658. mdet 6/12/2018 1227 PM  MDET File
[] B18F011-DUP3_DOSOSACRLKTF_20180612-122655.mdet 6/12/2018 12:26 PM  MDET File
[] B18F011-DUP4_DOSOSACRLKTF_20180612-122655.mdet 6/12/2018 12:26 PM  MDET File
[] B18F011-DUPS_DOSOSACRLKTF_20180612-122654.mdet 6/12/201812:26 PM  MDET File

bD) [] B18F011-DUP6_DOSOSACRLKTF_20180612-122654.mdet 6/12/201812:26 PM  MDET File
|J B18F011-DUPT7_DO30SACRLKTF_20180612-122657.mdet 6/12/2018 1227 PM  MDET File
|:] B18F011-DUP8_DO30SACRLKTF_20180612-122657.mdet 6/12/2018 12:26 PM  MDET File 77T KB
[] Hydranal 10.0 (B18F011-SRM1)_D0S0SACRLKTF_20180612-122659. mdet 6/12/2018 12:27 PM  MDET File T8 KB
[] Hydranal 10.0 (B18F011-SRM2)_D0S0SACRLKTF_20180612-122659. mdet 6/12/201812:27 PM  MDET File T8 KB
[] Hydranal 10.0 (B18F011-SRM3)_D0S0SACRLKTF_20180612-122659. mdet 6/12/201812:27 PM MDET File T8 KB

|J Hydranal 10.0 (B18F011-5RM4)_D05S05ACRLKTF_20180612-1226539.mdet 6/12/201812:27 PM MDET File 78 KB
|j Water_DO305SACRLKTF_20180612-122700.mdet 6/12/201812:27 PM  MDET File 227 KB



Date: 7/17/2018
UNITED STATES ENVIRONMENTAL PROTECTION AGENCY

REGION 5 CHICAGO REGIONAL LABORATORY
536 SOUTH CLARK STREET

CHICAGO, ILLINOIS 60605

Data Verification Checklist

Work Order: 1806004 Project: ~ Milliken Chemical Dewey Plant
Analysis: Ignitability by Setaflash CRL SOP Used: AIGO48A Version 5

Electronic Pathway(s):

I:\Projects (New File Structure)\Milliken Chemical Dewey Plant\1. A&I\CBreslin\1806004\Setaflash 3\flashpoint

File Name(s):
Not Applicable

General Information

Question Question Analyst Response Reviewer Response
# (YES/NO/ NA) (Circle Response)
1 Did samples meet the laboratory’s standard conditions of sample YES NO/ NA
acceptability upon receipt?
2 Was customer contact communication included? YES YES} NO/ NA
3 Are all field sample ID numbers cross-referenced to the laboratory ID YES NO/ NA
numbers?
4 Were all samples prepared and analyzed within holding times? NA YES/ NO /I NA l
Sample Results
Question Question Analyst Response Rev.lewer Response
# (YES/NO/ NA) (Circle Response)
5 Were calculations checked? YES NO/ NA
6 Were all analyte results checked? YES [YE'S] NO/ NA
7 Were all results for soil and sediment samples reported on a dry weight NA YES/ NO
basis?
8 Were % moisture (or solids) reported for all soil and sediment samples? NA YES/ NO I NA l
9 Other than those results < RL, were all other raw values bracketed by YES @ NO/ NA
calibration standards?
10 Are the RLs for each method analyte included in the laboratory data NA YES/ NO /@
package?
11 Are MDLs/RLs adjusted for dilutions? NA YES/ NOI NA l
12 Were the raw data (for example, chromatograms, spectral data) reviewed? YES ES] NO/ NA
13 Were data associated with manual integrations flagged on the raw data? NA YES/ NO[ NA
Standards
Question Question Analyst Response Rev.lewer Response
# (YES/NO/ NA) (Circle Response)
14 Are all standards used in the analyses NIST-traceable or obtained from YES @ NO/ NA
other appropriate sources as specified in the analytical SOP?
15 Were standard/reagent preparations checked (preparation date, expiration YES @ NO/ NA
date, parent standard IDs, etc.), if applicable?
Batch Quality Control
Question Question Analyst Response Rev.lewer Response
# (YES/NO/ NA) (Circle Response)
16 Were appropriate type(s) of blanks analyzed? NA YES/ NO rNT]
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Batch Quality Control

Question Question Analyst Response Reviewer Response
# (YES/ NO/ NA) (Circle Response)
17 Were blanks analyzed at the appropriate frequency? NA YES/ NO I NA l
18 Were method blanks taken through the entire analytical process, including NA YES/ NO

preparation and, if applicable, cleanup procedures?
19 Were blank concentrations <= MDL or RL, as applicable in the analytical NA YES/ NO
SOP?
20 Was each LCS/SRM taken through the entire analytical procedure, YES NO/ NA
including prep and cleanup steps?
21 Were LCSs/SRMs analyzed at the required frequency? YES NO/ NA
22 Were LCS/SRM %Rs within the laboratory QC limits or other acceptance YES NO/ NA
criteria?
23 Were the project/method specified analytes included in the MS? NA YES/ NO{ NA
24 Were MS analyzed at the appropriate frequency? NA YES/ NO l NA '
25 Were MS %Rs within the laboratory QC limits? NA YES/ NO I NA l
26 Were appropriate analytical duplicates analyzed for each matrix? YES I? ES l NO/ NA
27 Were analytical duplicates analyzed at the appropriate frequency? YES YES| NO/ NA
28 Were RPDs or relative standard deviations within the laboratory QC limits YES NO/ NA
or other acceptance criteria?

29 Were RLs analyzed at the appropriate frequency? NA YES/ NO l NA l
30 Were RL recoveries within the laboratory QC limits? NA YES/ NO l NA l
Calibration

Question Question Analyst Response Rev'lewer Response
# (YES/NO/ NA) (Circle Response)
31 Were calibration correlation coefficient or other acceptance criteria met? YES YES| NO/ NA
32 Was the number of calibration standards recommended in the method used NA YES/ NO

for all analytes?
33 Were all points generated between the lowest and highest standard used to NA YES / NO /@
calculate the curve?
34 Are calibration data available for all instruments used? YES rYEgl/ NO/ NA
Calibration Verification

Question Question Analyst Response Rev.iewer Response
# (YES/NO/ NA) (Circle Response)
35 Was the absolute value of the analyte concentration in the ICB/CCB <= NA YES/ NO @

MDL or RL, as applicable in the analytical SOP?
36 Was the calibration curve verified for each analyte? NA YES/ NO 1 NA '
37 Has the calibration curve been verified using an appropriate second source NA YES/ NO
standard?

38 Were ICV/CCV analyzed at the method-required frequency? NA YES/ NO fNA
39 Were ICV/CCV %R within the laboratory QC limits? NA YES/ NO /@
Quality Control

Question . Analyst Response Reviewer Response

t
# Question (YES/ NO/ NA) (Circle Response)
40 QC limits in LIMS checked against the SOP? YES @] NO/ NA
41 Were percent differences, recoveries, and the linearity within the QC limits YES @/ NO/ NA

specified in the method?

Page 2 of 3




Quality Control

Question Question Analyst Response Reviewer Response
# (YES/ NO/ NA) (Circle Response)
42 Were QC charts checked if a QC audit, excluding matrix QC (MS or NA YES/ NO/
DUP), was out of limit?
Supporting Data
Question . Analyst Response Reviewer Response
t
# Question (YES/ NO/ NA) (Circle Response)
43 Were support equipment data (balance verification, data logs, logbook YES @ NO/ NA
entries, etc.) included in data package?
44 Were approved spreadsheet(s) used? YES @ NO/ NA
Document Verification
Question . Analyst Response Reviewer Response
t
# Question (YES/ NO/ NA) (Circle Response)
45 Is the MDL or RL study up-to-date for each reported analyte? NA YES/ NO [ NA )
46 Is documentation of the analyst’s capability up-to-date and on file? ||D 14749 YES NO/ NA
47 Are the procedures for compound/analyte identification documented? YES [Y'ES]/ NO/ NA
48 Are laboratory SOPs current and on file for the method performed? YES (TES) NO/ NA
49 Were data evaluated against project QAPP or Sample Plan and YES @ NO/ NA
documented in case narrative?
Accreditation
Question . Analyst Response Reviewer Response
t
# Question (YES/ NO/ NA) (Circle Response)
50 ANAB logo used appropriately? YES @ NO/ NA

REVIEWED

Signature and Date: [By Colin Breslin at 9:33 am, Jul 17, 2018

{

REVIEWED

By Francis A Awanya at 1:05 pm, Jul 18, 201

J
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Text Box
ID 14749

FAWANYA
Reviewed


536 SOUTH CLARK STREET
CHICAGO, ILLINOIS 60605

UNITED STATES ENVIRONMENTAL PROTECTION AGENCY

REGION 5 CHICAGO REGIONAL LABORATORY

7/17/2018

Data Verification Checklist

Work Order: 1806004 Project: ~ Milliken Chemical Dewey Plant

Analysis:

Water content,Karl Fisher Titration

CRL SOP Used:

Electronic Pathway(s):
I:\Projects (New File Structure)\Milliken Chemical Dewey Plant\1. A&[\CBreslin\1806004\KFT\Water Content

File Name(s):
See Memo-to-File: Data Archive Paths

General Information

AIGO15A Version 4

Question Question Analyst Response Reviewer Response
# (YES/NO/ NA) (Circle Response)
1 Did samples meet the laboratory’s standard conditions of sample YES NO/ NA
acceptability upon receipt?
2 Was customer contact communication included? YES NO/ NA
3 Are all field sample ID numbers cross-referenced to the laboratory ID YES @ NO/ NA
numbers?
4 Were all samples prepared and analyzed within holding times? NA YES/ NO /@
Sample Results
Question Question Analyst Response Rev.lewer Response
# (YES/NO/ NA) (Circle Response)
5 Were calculations checked? YES NO/ NA
6 Were all analyte results checked? YES NO/ NA
7 Were all results for soil and sediment samples reported on a dry weight NA YES/ NO /
basis?
8 Were % moisture (or solids) reported for all soil and sediment samples? NA YES/ NO
9 Other than those results < RL, were all other raw values bracketed by YES @/ NO/ NA
calibration standards?
10 Are the RLs for each method analyte included in the laboratory data YES @ NO/ NA
package?
11 Are MDLs/RLs adjusted for dilutions? NA YES/ NO/ | NA |
12 Were the raw data (for example, chromatograms, spectral data) reviewed? YES NO/ NA
13 Were data associated with manual integrations flagged on the raw data? NA YES/ NO/ | NA '
Standards
Question Question Analyst Response Rev.lewer Response
# (YES/NO/ NA) (Circle Response)
14 Are all standards used in the analyses NIST-traceable or obtained from YES NO/ NA
other appropriate sources as specified in the analytical SOP?
15 Were standard/reagent preparations checked (preparation date, expiration YES NO/ NA
date, parent standard IDs, etc.), if applicable?
Batch Quality Control
Question Question Analyst Response Rev.lewer Response
# (YES/NO/ NA) (Circle Response)
16 Were appropriate type(s) of blanks analyzed? NA YES/ NO
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Batch Quality Control

Question Question Analyst Response Reviewer Response
# (YES/ NO/ NA) (Circle Response)
17 Were blanks analyzed at the appropriate frequency? NA YES/ NO/
18 Were method blanks taken through the entire analytical process, including NA YES/ NO /

preparation and, if applicable, cleanup procedures?
19 Were blank concentrations <= MDL or RL, as applicable in the analytical NA YES/ NO
SOP?
20 Was each LCS/SRM taken through the entire analytical procedure, YES NO/ NA
including prep and cleanup steps?
21 Were LCSs/SRMs analyzed at the required frequency? YES @ NO/ NA
22 Were LCS/SRM %Rs within the laboratory QC limits or other acceptance YES @ NO/ NA
criteria?
23 Were the project/method specified analytes included in the MS? NA YES/ NO/ | NA '
24 Were MS analyzed at the appropriate frequency? NA YES/ NO /| NA '
25 Were MS %Rs within the laboratory QC limits? NA YES/ NO /I NA '
26 Were appropriate analytical duplicates analyzed for each matrix? YES NO/ NA
27 Were analytical duplicates analyzed at the appropriate frequency? YES NO/ NA
28 Were RPDs or relative standard deviations within the laboratory QC limits YES NO/ NA
or other acceptance criteria?

29 Were RLs analyzed at the appropriate frequency? NA YES/ NO /| NA '
30 Were RL recoveries within the laboratory QC limits? NA YES/ NO/ | NA |
Calibration

Question Question Analyst Response Rev'lewer Response
# (YES/NO/ NA) (Circle Response)
31 Were calibration correlation coefficient or other acceptance criteria met? YES fV'E'S'/ NO/ NA
32 Was the number of calibration standards recommended in the method used NA YES/ NO/ @

for all analytes?
33 Were all points generated between the lowest and highest standard used to NA YES/ NO /@
calculate the curve?
34 Are calibration data available for all instruments used? YES NO/ NA
Calibration Verification

Question Question Analyst Response Rev.iewer Response
# (YES/NO/ NA) (Circle Response)
35 Was the absolute value of the analyte concentration in the ICB/CCB <= NA YES/ NO/ @

MDL or RL, as applicable in the analytical SOP?
36 Was the calibration curve verified for each analyte? NA YES/ NO
37 Has the calibration curve been verified using an appropriate second source NA YES/ NO /@
standard?

38 Were ICV/CCV analyzed at the method-required frequency? NA YES/ NO /| NA '
39 Were ICV/CCV %R within the laboratory QC limits? NA YES/ NO /"NT]
Quality Control

Question . Analyst Response Reviewer Response

t
# Question (YES/ NO/ NA) (Circle Response)
40 QC limits in LIMS checked against the SOP? YES NO/ NA
41 Were percent differences, recoveries, and the linearity within the QC limits YES @ NO/ NA

specified in the method?
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Quality Control

Question Question Analyst Response Reviewer Response
# (YES/ NO/ NA) (Circle Response)
42 Were QC charts checked if a QC audit, excluding matrix QC (MS or NA YES/ NO
DUP), was out of limit?
Supporting Data
Question . Analyst Response Reviewer Response
t
# Question (YES/ NO/ NA) (Circle Response)
43 Were support equipment data (balance verification, data logs, logbook YES @ NO/ NA
entries, etc.) included in data package?
44 Were approved spreadsheet(s) used? YES (YESy NO/ NA
Document Verification
Question . Analyst Response Reviewer Response
t
# Question (YES/ NO/ NA) (Circle Response)
45 Is the MDL or RL study up-to-date for each reported analyte? NA YES/ NO /( NA '
46 Is documentation of the analyst’s capability up-to-date and on file? |ID 15096 YES (FES) NO/ NA
47 Are the procedures for compound/analyte identification documented? YES (YES)y NO/ NA
48 Are laboratory SOPs current and on file for the method performed? YES “Y‘ESY NO/ NA
49 Were data evaluated against project QAPP or Sample Plan and YES @/ NO/ NA
documented in case narrative?
Accreditation
Question . Analyst Response Reviewer Response
t
# Question (YES/ NO/ NA) (Circle Response)
50 ANAB logo used appropriately? YES (YEY/ NO/ NA
REVIEWED [stswso }
By Francis A Awanya at 1:06 pm, Jul 18, 2018

Signature and Date: By Colin Breslin at 10:38 am, Jul 17, 2018
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Environmental Protection Agency Region 5 Date: 6/13/2018

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605

Phone:(312)353-8370 Fax:(312)886-2591
AUTOMATED ANALYZER BENCH SHEET BatCh Numbel‘: B18F004
Date:  6/13/2018 Analyses Included On This Benchsheet
Analyst (initials): - CB Ignitability by Setaflash
Spike Amount Viill;i:e Dilution (mL)
Sample Number Source ID Spike Type Spike ID (uL) (mL) Initial Final Comments
1805008-01 pH=4
1805008-02 pH=4
1805008-03 pH=7
1805008-04 pH=7
1805008-05 pH=4
1805008-06 pH=9
1806004-01 pH=4
1806004-02 pH =4
B18F004-DUP1 1805008-02
B18F004-DUP2 1806004-01
B18F004-SRM1 Static 17E2502 2
B18F004-SRM2 Static 17E2502 2
B18F004-SRM3 Static 17E2502 2 avg of SRM1 & SRM2

Batch Comments:
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Environmental Protection Agency Region 5 Date: 6/13/2018

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605

Phone:(312)353-8370 Fax:(312)886-2591
AUTOMATED ANALYZER BENCH SHEET BatCh Nllmbel‘: B18F004
Date: 6/13/2018 Analyses Included On This Benchsheet
Analyst (initials): - CB Ignitability by Setaflash
Spike Amount Viizi:e Dilution (mL)
Sample Number Source ID Spike Type Spike ID (uL) (mL) Initial Final Comments
B18F004-SRM4 Static 17E2502 2
B18F004-SRMS5 Static 17E2502 2
B18F004-SRM6 Static 17E2502 2 avg of SRM4 & SRM5
B18F004-SRM7 Static 17E2502 2
B18F004-SRM8 Static 17E2502 2
B18F004-SRM9 Static 17E2502 2 avg of SRM7 & SRM8
PREPARATION REAGENTS/STANDARDS/PIPETTES:
17E2502: PARAXYLENE FLASH POINT CHECK Prepared: May-25-17 Expires: May-25-27
17C1307: Barometer - Digital Prepared: Mar-13-17 Expires: Feb-03-19

Batch Comments:
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Flash Point by Setaflash

Work Order(s): 190 %009

LIMS Batch 1D:

R Foo4

Sample ID: SRM, Lims # [ TE250 2

B 1% FO0Y-<SPM]

Working Bench Sheet

Date: E{ Q‘(/g

Analyst:

B

Sample ID: SRM, Lims # |TEZ567
BigFooy ~seMZ

Temperature | Flash Pressure
(°F) (Y/N) |(specify units)
VK NO 990 b

Temperature Flash Pressure
(°F) (Y/N) (specify units)
7 MO IO mb
7Y NG 990 wmb
74 ANO 440 mb
K NO 190 nb
KO ¥es 44O b

Sample ID: \%C} S00% <O |

Preliminary (Range Finding) -

Temperature | Flash Pressure
~(°F) (Y/N) |(specify units)
AP MO | 991 nb
% & VO 941 _mb
95 NO 199\ mh
ioY NO [ dd) m
(13 NO 4991 mb
|22 NO [ A9] mb
13 | NO 992 mb
40 NO 992 mb
4 9 NO 19192 m~b
140 NO d{l »b
1449 Vo qal mb

Sample ID: 4050040
Finite Flash Point -

Pg10f£—

Temperature Flash Pressure -
*F Y/IN specify units
(°F) (Y/N) (sp /.-fy ) Ob&fcvf“’ﬂ
4 - durias
A !2'['43Q
/,/ \C\ld}r\j-»
y ~cgelefs
Vi
s
p
P
/
/ .



Flash Point by AIG048A Cgé/ﬁ//{ Date: M Analyst: C/ q;

Continuation from previous page

MO‘SOO & Z Sample ID: ] %OS-OO(X’C) Z/

Sample ID:
Preliminary (Range Finding) - Finite Flash Point -
Temperature | Flash Pressure Temperature Flash Pressure
(°F) (Y/N) |(specify units) { °F) (Y/N) (specify units)
7% VO [ 990 mb T91 %, dG [ mb
X7 NO a0 wb 192 NO aq| wb
4 (s A/ O | gdo ~b J473 MO 471 mb
05 NO 1990 oB 152 VO a1 mb
4 NO 9490 mb 14 5 7éS 9q) mb
125 VO 1991 mb
122 [NO 1941 mb 43 Wa) A1 wh
1 | NO 94| mb 14y VO 990 mb
(49  [véS 1491 nb 4 & Vo 494 rb
[ 7es 940 mb
Sample ID: Sample ID: & |3F007— DUP | CSG“((( N
Preliminary (Range Finding) - " Finite Flash Point - | &0 =€ %
Temperature | Flash Pressure,/ Temperature Flash Pressure oL
{°F) (Y/N) |{specify units) (°F) (Y/N) (specify units)
5] i) 497 nb
/. 47 NO 49 mb
/ |43 NO 447 mb
‘ 144 ANO a8 mb
|45 No 42& mb
N Yes 9¢% _~b
/ 144 NO ESEAS
Wi 4= O dg 4 mb
L [ U NO 499 b
// 47 €5 9LE mb
7
£
//
— ;
PTE e \0\\(‘\ /U A ‘
@ 5 D Pg 2 of i‘



Flash Point by Setaflash

- <7
Work Order(s): Ig@ o0 5
LIMS Batch ID: RBI% FO6Y

Sample ID: SRM, LIMs # TEZDL
Bis FOY -spmy

Temperature | Flash Pressure
(°F) (Y/N) |(specify units)
75 NG q{0mb
1l NG qq0mb

177 NO a40 mb
v % NO 4() ;"‘hb
1.9 NG qq0 o
%O Yes 990 mb

Sample ID: ‘{OSC*D%ZQ’Z—/C%

C

Preliminary (Range Finding) -

Temperature | Flash Pressure
(°F) (YIN) |[(specify uniis)
%S0 MO qq99 wb
%9 NO 49| mb
q % Ao 441 mb
i0Y Ao 991mb
(1w NO [ qql b
iz 5 No aq{ mh
[ 3Y NO 44| mb
43 NO 4imb
144 NO 941 mb
4o Na 441 ah
144 NO  [qalnb

gefig

Working Bench Sheet

Date: é)/V// g

Analyst:

(B

Sample ID: SRM, Lims # | TEZ50C

BI§Foo4d —sRM5

Pg 1 of —

Temperature Flash Pressure

(°F) (YIN) (specify units)

7% VO 440 mb

79 o _ 490 nDb

4D Yes qqo mb
Sample ID: _190S00¢-03 Sy Sae
Finite Flash Point - il :
Temperature Flash Pressyré L\&\e‘{ ;R.M\Ud?\ﬁ

{ °F) (Y/N) (specify units) " II%

/ (6!
//
/
/]
/
/
£
/ )
=1
/
&£
/
/
/
]



(=\ lowe- fu‘{é‘“ biade tep !"‘f"’r Caeo ¢hin & fﬂhqs6

< epa ’-e'\Q Ablt to a0 K 4,\(/{ ‘(_Drwls‘r.i F'r! {q\fﬁ’f 1'\ L rtd*ﬂ fq/&“’f
to take a Cprsetcbie S10/€@ aligast.

Flash Point by AIG048A ~ Date: 6/7 % Analyst: ()@
Continuation from previous page :ﬂ
Sample ID: I@ 500%- OLI Sample ID: I<0500% -0 L/ no ‘LM:‘{Q ‘
Preliminary (Range Finding) - Finite Flash Point - ( -
Temperature | Flash Pressure Temperature Flash Préssure _
(“F) (YIN) |(specify units) (“F) (YIN) (spécify units) A/ Flash
c®elifis H499% | VO a4l mb / j( -
%7 WO [ 49z wh q AR
T IZ3 ) 42 mb, A )
e TR 7 ras
|14 / 9L m = |-
S 7 )
i 4z i )
N NO | qqzmb / —cgel?)
144 NO q9Znb | / :
1) NO 99Z mb /
199 NO | 992 wb /
Z
/
/
/
Sample ID: lmﬁ%'():—) Sample ID: /%O%% '05 /
Preliminary (Range Finding) - Finite Flash Point - ? (\,JC(-
Temperature Flash Pressure Temperature Flash Pressm?/
{°F) (YIN) |(specify units) (°F) (Y/N) {specify units) | q \[\
AHl NO 9443 nb : p }\,L\ us
T o To=aE 7
949 ‘ “ doe
104, NO | Fq3sb i A\H\f\j
115 No 92 wb
VA% ND T72 _mb / g &
L S : ‘
44 9L mb ' = Nade
\0q W0 |d% b ' 7 | Skl
7% @ I <A 7 (B
(44 NO 447 mh / , fé
ol
/
/
/

™

Pg20f;’



Flash Point by Setaflash

Work Order(s): | $0500%._ 140064
~ LIMS Batch ID;” Q1% 664

Sample ID: SRM, LIMs # | 162507

RibtTo0H-<@m 77

Temperature | Flash Pressure
(°F) (Y/N) [(specify units)

Yig NC) Gt mb
/8 AQ QgL b
77 NOo [ qq6nl
74 NG | 996 wb
74 N0 [996mb
LO NES 996 mb

Sample ID: |0 5004-0 (o

Preliminary (Range Finding) -

Temperature | Flash Pressure
(°F) (YIN) |(specify units)
79 NO | 99%~b
q 1 NO 494 mb
0@ [ R0 | qg4mb
=] ALO 444 ymb
125 NO 9G4 b
sz [AlD UYL b .
g ] #0497 mb
149 | NO 1997 mb
[do [ NO daq sb
4 q VO q4% b

Working Bench Sheet

Date: (’9/% /I/b

Analyst;

c®

Sample ID: SRM, LIms # | { E2507_
Bi% Fooy -5 P Mg

Temperature Flash Pressure
(°F) (Y/N) (specify units)
1Y NO 447 _wb
74 MO 497 mb
74 Yes 4497 mb

Sample ID: _| <O Sooq¢ -0 P4

Finite Flash Point - /‘/

Temperature Flash Pressure
(°F) (YIN) (specify units)

Fa
4
/
£
/
/
/
7
/
/
P
/
£
o S e because

o Flech dariag ™€
Fading. -8 ¢/¢/I¢

Pg 1 of;;




- f 2 {7
Flash Point by AIG048A Date: é Z %{ /{ Analyst: C fg
Continuation from previous page o
Sample ID: _[Gocooy -C | Sample ID: \B06C0T-O)
Preliminary (Range Finding) - Finite Flash Point -
Temperature | Flash Pressure Temperature Flash Pressure
(°F) (YIN) |(specify units) (°F) {(Y/N) (specify units)
1% NO 996 mb |32 VO 446 mb
%/ | NO |99mb 133 MO 449G mb
94 (2 VO | 495 mb L5 o) qd9& mb
|6 & NO [dd5mb 125 Yes e
Yy NO | 445 wh ,
2.2 [ NO_ 995 ab 137 NO 997 wb
1’5 2. MO 1495 mh 23> MO 497 wb
iU | YéS | 4qz mb 3y MO a9 mb
S Yes 94 mh
- F — U SO
Sample ID: / sample ID; &% Foo —DUpL Sed
Preliminary (Range Finding) - Finite Flash Point -
Temperature | Flash Pres€ure Temperature Flash Pressure
(°F) (Y/N) (speﬁ%ﬁ units) {°F) (YIN) (specify units)
/ 32 NG qds mb
/ 155 NG qav wmb
1349 NO ddT mb
// 55 e = 994 nb
/ s Z.. NO 94977 mb
/ |55 MO qdqs7 =b
F 12 4 NO _ dq7mb
- I's = HES TS
/
/
/
/
/
/
/

RM&Q E " /V/A\ _F;(
CJ& P\ Ca\’&Q ;r\: KQ C‘J{t:t Fﬁ—\ nc\& 04
Npbestad. —CB e/ f1¥

PgZof_S

g nb CE @%

e =

5060



Flash Point by AlG048A

Continuation from previous page

Sample ID: ]‘EOCOOOC/ -0 7-

Preliminary (Range Finding) -

Temperature | Flash Pressure
(°F) (YIN) |(specify units)
74 NG| 995 wb
4% N( qu mh
q 7 NO 94l mb
1O @ NO 445 mb
1y 5 NO 995 mb
124 NO 445 mh
13> VO q45mb
1o Z- YES 495mb
Sample ID:
Preliminary (Range Finding) -
Temperature | Flash Pressure
(°F) (Y/N) |(specify units)

Date: é){ 6[/§ Analyst: CB
Sample ID: ]%0&0&‘/ g -
Finite Flash Point -

Temperature Flash Pressure
(°F) (Y/N) (specify units)
1353 I'UO FGF5 wmb
154 NO ads wbo
135 Yes 495 mb
3= N d4s mb
124 NO qq45 mbd
i35 HES dGg5 mb
Sample ID:
Finite Flash Point -
Temperature Flash Pressure
(°F) (Y/N) (specify units)

PgSof_b




Environmental Protection Agency Region 5 Date: 6/13/2018

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605

Phone:(312)353-8370 Fax:(312)886-2591
AUTOMATED ANALYZER BENCH SHEET Batch Nllmbel': B18F011
Date: 6/13/2018 Analyses Included On This Benchsheet
Analyst (initials): - CB Water content,Karl Fisher Titration
Spike Amount Viill;i:e Dilution (mL)
Sample Number Source ID Spike Type Spike ID (uL) (mL) Initial Final Comments
1805008-01 pH=4
1805008-02 pH = 4
1805008-03 pH=7
1805008-04 pH=7
1805008-05 pH=4
1805008-06 pH=9
1806004-01 pH=4
1806004-02 pH =4
1806009-01 same as B18F011-SRM1
1806009-02 same as B18F011-SRM2
1806009-03 same as B18F011-SRM3
1806009-04 same as B18F011-SRM4
B18F011-DUP1 1805008-01

Batch Comments: updated with P&A WO 1806009.
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Environmental Protection Agency Region 5 Date: 6/13/2018

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605

Phone:(312)353-8370 Fax:(312)886-2591
AUTOMATED ANALYZER BENCH SHEET Batch Nllmbel': Bl 8F0 11
Date: 6/13/2018 Analyses Included On This Benchsheet
Analyst (initials): - CB Water content,Karl Fisher Titration
Spike Amount Viill;i:e Dilution (mL)
Sample Number Source ID Spike Type Spike ID (uL) (mL) Initial Final Comments
B18F011-DUP2 1805008-02
B18F011-DUP3 1805008-03
B18F011-DUP4 1805008-04
B18F011-DUPS5 1805008-05
B18F011-DUP6 1805008-06
B18F011-DUP7 1806004-01
B18F011-DUPS 1806004-02
B18F011-SRM1 Static 17E1709 0.05 P&A1
B18F011-SRM2 Static 17E1709 0.05 P&A2
B18F011-SRM3 Static 17E1709 0.05 P&A3
B18F011-SRM4 Static 17E1709 0.05 P&A4

Batch Comments: updated with P&A WO 1806009.
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Environmental Protection Agency Region 5 Date: 6/13/2018

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605
Phone:(312)353-8370 Fax:(312)886-2591

AUTOMATED ANALYZER BENCH SHEET

Batch Number: B18F011

Date:  6/13/2018 Analyses Included On This Benchsheet

Analyst (initials): - CB Water content,Karl Fisher Titration

Spike Amount Viizi:e Dilution (mL)
Sample Number Source ID Spike Type Spike ID (uL) (mL) Initial Final Comments
PREPARATION REAGENTS/STANDARDS/PIPETTES:
17E1709: Water Content - Hydranal Water Standard 10.0 Prepared: Jan-19-16 Expires: Dec-23-20
17E1710: HYDRANAL - Composite 5 K Prepared: Jul-07-16 Expires: Jun-22-19
18D1804: HYDRANAL - Working Medium K Prepared: Oct-04-17 Expires: Sep-24-19

Batch Comments: updated with P&A WO 1806009.
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Fax:(312)886-2591

Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605
Phone:(312)353-8370

Date: 6/12/2018

Date: é”z/l% i

Water Content by Karl Fischer Titration

Batch Number: B18FK011

layer™

Analyst (initials): C Analyses Included On This Benchsheet
Water content,Karl Fisher Titration
Sintple Hap st Initial syringe Final syringe Sample
it RO weight (g) weight (g) weight (g) Comments
(LIMS ID) (LIMS ID)
1805008-01 j\0.05 pH=4
1805008-02 \).05 pH=4
1805008-03 &.05 pH=7
; H= C{H{ o Qmu\"’i&j' ;
1805008-04 0\05 pH=7 Sy J\“\‘r‘& L ple.
1805008-05 0.&5 pH=4
1805008-06 0.&? pH=9
1806004-01 0.0% pH=4
1806004-02 0.05\ pH=4
B18F011-DUPL 1805008-01 0.05 \
|
Batch Comments: \ \# L . Sa 3&‘7"‘ WA \—"
{{(0”‘ ¢ 3
Comments: %‘ﬂw»\’fé‘ _
,»(,% ‘9“1“% Page 1 of 3



Environmental Protection Agency Region 5

Chicago Regional Laboratory

536 South Clark Street, Chicago, 1L 60605
Phone:(312)353-8370

Fax:(312)886-2591

Date: 6/12/2018

Date: é‘l Ié ]({

(B

Water Content by Karl Fischer Titration

Batch Number: B18F011

Analyst (initials): Analyses Included On This Benchsheet
Water content,Karl Fisher Titration
Ssmple Dupiicuts Initial syringe Final syringe Sample
number Source sample ight (2) eight (g) weight (g) C {
(LIMS ID) (LIMS ID) welght e e ‘ght (g e
B18F011-DUP2 1805008-02 \0.05
B18F011-DUP3 1805008-03 %.05
B18F011-DUP4 1805008-04 .05
B18F011-DUP3 1805008-05 0j0s
B18F011-DUP6 1805008-06 0]05
B18F011-DUP7 1806004-01 0l0s
B18F011-DUPS 1806004-02 0.Ds
B18F011-SRM1 - 0.05 P&AI
B18F011-SRM2 - 0.*5 P&A2
1
Batch Comments: G%QF‘/’ 'S

Comments:

(ot el ™ s
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Environmental Protection Agency Region 5 Date: 6/12/2018

Chicago Regional Laboratory

536 South Clark Street, Chicago, IL 60605
Phone:(312)353-8370 Fax:(312)886-2591

Water Content by Karl Fischer Titration

Date: é[/Z( |4 i Batch Number: B18F011

Analyst (initials): (—B Analyses Included On This Benchsheet

Water content,Karl Fisher Titration

:Sﬁl;:: Solt?:ci hscaarrleple Initial syringe Final syringe Sample
(LIMS TD) (LIMS ID) weight (g) weight (g) weight (g) Comments
B18F011-SRM3 - \.05 P&A3
BI18FO11-SRM4 - O& P&A4
PREPARATION REAGENTS/STANDARDS/PIPETTES: C%“ L/l'l 'S
17E1709: Water Content - Hydranal Water P lf—
Standard 10.0 (e ™ ONCuMen

17E1710: HYDRANAL - Composite 5 K s
18D1804: HYDRANAL - Working Medium K Sgt“""{("

Batch Comments:

Comments:

Page 3 of 3
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ANALYSIS SEQUENCE Printed: 6/13/2018 11:40:30AM
18F1302 |
Instrument: KFT Analysis Date:  Jun-12-18
Calibration ID: UNASSIGNED Matrix: Water
Sample name or
Order Container | Lab Number P Lo Analysis STD ID Comments
QC sample designation

1 B18F011-SRM1 Reference QC

2 A 1806009-01 P&AL Water content,Karl Fisher Titration

3 B18F011-SRM2 Reference QC

4 A 1806009-02 P&A2 Water content,Karl Fisher Titration

5 B18F011-SRM3 Reference QC

6 A 1806009-03 P&A3 Water content,Karl Fisher Titration

7 B18F011-SRM4 Reference QC

8 A 1806009-04 P&A4 Water content,Karl Fisher Titration

9 C 1805008-02 HCCO02 Water content,Karl Fisher Titration pH=4
10 B18F011-DUP2 Duplicate QC

11 B 1806004-01 01 Tetramer Water content,Karl Fisher Titration pH=4
12 B18F011-DUP7 Duplicate QC

13 B 1806004-02 02 Tetramer Water content,Karl Fisher Titration pH=4
14 B18F011-DUPS Duplicate QC

15 B 1805008-01 HCCOo1 Water content,Karl Fisher Titration pH=4
16 B18F011-DUPI Duplicate QC

17 B 1805008-03 HCCO03 Water content,Karl Fisher Titration pH=7
18 B18F011-DUP3 Duplicate QC

19 C 1805008-04 HCCo04 Water content,Karl Fisher Titration pH=7
20 B18F011-DUP4 Duplicate QC
21 C 1805008-05 HCCO05 Water content,Karl Fisher Titration pH=4
22 B18F011-DUP5 Duplicate QC

Page 1 of 2



Sample name or

Order Container | Lab Number . . Analysis STD ID Comments
QC sample designation
23 B 1805008-06 HCC06 Water content,Karl Fisher Titration pH=9
24 B18F011-DUP6 Duplicate QC

PREPARATION REAGENTS/STANDARDS/PIPETTES:

17E1709:

Water Content - Hydranal Water Standard 10.0

Prepared: Jan-19-16

Expires: Dec-23-20

REVIEWED

By Colin Breslin at 11:41 am, Jun 13, 2018

Analyst Initials and Date

Page 2 of 2
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Reviewed


tiamo 2.1 Build 70
License ID: 472960

Determination overview

Client name: DO505ACRLKTF

User (short name): RSCRLAdmin

Printed: 2018-06-12 12:26:07 UTC-5

Determination start Sample ID Method name Titer (mg/mL) KF Titer Mean value Titer s(rel) % Water mg Water Sample size (g) mL to EP Remarks
1 2018-06-12 12:20:35 UTC5 B18F011-DUP6 KF SAMPLE 96.29 962.94 -0.0512 10.25
2 2018-06-12 12:17:51 UTC-5 1805008-06 KF SAMPLE 96.06 960.57 -0.0606 12.10
3 2018-06-1212:13:33UTC5 B18F011-DUP5 KF SAMPLE 005 050 -4.2541 044
4 2018-06-12 12:10:12 UTC-5 1805008-05 KF SAMPLE 005 050 -4.0966 042
5 2018-06-1212:06:35UTC-5 1805008-05 KE-SAMPLE 026 257 00412 0020
6 2018-06-12 12:01:26 UTC-5 B18F011-DUP4 KF SAMPLE 5634 553.43 00591 6 solll
7 2018-06-12 11:56:50 UTC-5 1805008-04 KF SAMPLE 55.58 555.77 0.0615 7.1
8 2018-06-12 11:52:39 UTC-5 B18F011-DUP3 KF SAMPLE 96.84 968.37 -0.0423 8.52
9 2018-06-12 11:49:34 UTC-5 1805008-03 KF SAMPLE 96.49 964.94 0.0425 853
10 18-06-1214:43:30-UTC-5 1805/ KE-SAMPLE invalid invalid 10466 invalidpmy
11 2018-06-12 11:40:34 UTC-5 B18F011-DUP1 KF SAMPLE 0.01 0.12 42388 010 |£|
12 2018-06-12 11:37:21 UTC-5 1805008-01 KF SAMPLE 001 0.10 -3.9470 0.08
43 2098-06-4244:34:18UTC5 1805008-04 KF-SAMPLE 002 018 08232 |
14 2018-06-12 11:26:15 UTC-5 B18F011-DUP8 KF SAMPLE 001 009 -3.9783 0 u7|§|
15 2018-06-12 11:23:07 UTC5 1806004-02 KF SAMPLE 001 008 -3.8427 0.06
16 2018-06-12 11:18:23 UTC-5 B18F011-DUP7 KF SAMPLE 001 0.10 38794 008
17 2018-06-12 11:14:52 UTC-5 1806004-01 KF SAMPLE 001 009 -3.8999 0.07
18 2018-06-1211:10:27.UTCS 1806004-04 KF-SAMPLE 001 042 -0.7999 0020
19 2018-06-12 11:02:50 UTC-5 B18F011-DUP2 KF SAMPLE 1.16 1158 -0.7991 192'_'
20 2018-06-12 10:57:30 UTC-5 1805008-02 KF SAMPLE 1.05 1052 07945 174
21 2018-06-12 10:51:16 UTC-5 Hydranal 10.0 (B18F011-SRM4) KF SAMPLE 1.04 1044 -1.0028 218
22 2018-06-12 10:47:37 UTC-5 Hydranal 10.0 (B18F011-SRM3) KF SAMPLE 1.03 10.30 1.0454 224
23 2018-06-1210:44:22 UTC5 Hydranal 10.0 (B18F011-SRM2) KF SAMPLE 1.04 1039 -1.0347 223
24 2018-06-12 10:33:39 UTC-5 Hydranal 10.0 (B18F011-SRM1) KF SAMPLE 1.04 1041 1.0436 226
25 2018-06-12 10:27:18 UTC-5 Water KF TITER 4.85 481 0.72 -0.0521 10.74
26 2018-06-12 10:23:37 UTC-5 Water KF TITER 479 479 0.00 -0.0529 11.04
27 2018-06-12 10:20:16 UTC-5 Water KF TITER 479 479 invalid 00361 7.54

REVIEWED

By Colin Breslin at 12:19 pm, Jun 13, 2018

Page 1 of 1




Summary of Comments on Titel

Page: 1

|Number: 1 Author: cbreslin -~ Subject: Inserted Text Date: 6/13/2018 11:34:31 AM

"~ repeated with larger sample size.

g|Number: 2 Author: cbreslin ~ Subject: Inserted Text Date: 6/13/2018 11:33:40 AM

over range. repeated with smaller sample size.

g|Number: 3 Author: cbreslin  Subject: Inserted Text Date: 6/13/2018 11:32:55 AM

repeated with larger sample size.

#|Number: 4 Author: cbreslin ~ Subject: Inserted Text Date: 6/13/2018 11:32:16 AM

repeated with larger sample size.

& Number: 5 Author: cbreslin ~ Subject: Reviewed Date: 6/13/2018 12:19:51 PM




Flash Point Calculations
Instructions for Use:

1) Enter the unique sample ID under "LIMS ID".
2) Enter the observed flash point temp (°F) under "Flash Point Temp Recorded (°F)".

3) Enter the observed barometric pressure under the appropriate column to match the units recorded.
4) The spreadsheet automatically calculates the barometrically corrected flash point based on the units of pressure used.
4) The final calculated result is given under "Calculated Flash Point (°F).
5) Follow CRL SOP AIG048A for reporting the final results.

Date of Analysis: 6/6/2018 Analyst: CB
Work Order(s): 1805008 LIMS Batch ID: B18F004
Flash Point Barometric Barometric Barometric
Temp Pressure Pressure Pressure Calculated
Count LIMS ID Recorded Recorded Recorded Recorded FIas(t:FF;omt
(°F) (mm Hg) (mb) (in Hg)
1 B18F004-SRM1 79 990.0 80.05
2 B18F004-SRM2 80 990.0 81.05
B18F004-SRM3 (p-Xylene Phillips 66), average = 80.55
3 1805008-02 145 991.0 146.00
4 1805008-02 146 990.0 147.05
1805008-02, average = 146.52
5 B18F004-DUP1 147 988.0 148.14
6 B18F004-DUP1 147 988.0 148.14
B18F004-DUP1, average = 148.14




Flash Point Calculations
Instructions for Use:

1) Enter the unique sample ID under "LIMS ID".
2) Enter the observed flash point temp (°F) under "Flash Point Temp Recorded (°F)".

3) Enter the observed barometric pressure under the appropriate column to match the units recorded.
4) The spreadsheet automatically calculates the barometrically corrected flash point based on the units of pressure used.
4) The final calculated result is given under "Calculated Flash Point (°F).
5) Follow CRL SOP AIG048A for reporting the final results.

Date of Analysis: 6/7/2018 Analyst: CB
Work Order(s): 1805008 LIMS Batch ID: B18F004
Flash Point Barometric Barometric Barometric
Temp Pressure Pressure Pressure Calculated
Count LIMS ID Recorded Recorded Recorded Recorded FIas(t:FF;omt
(°F) (mm Hg) (mb) (in Hg)
1 B18F004-SRM4 80 990.0 81.05
2 B18F004-SRM5 80 990.0 81.05
B18F004-SRM6 (p-Xylene Phillips 66), average = 81.05
3 45.60
4 45.60




Flash Point Calculations
Instructions for Use:

1) Enter the unique sample ID under "LIMS ID".

2) Enter the observed flash point temp (°F) under "Flash Point Temp Recorded (°F)".
3) Enter the observed barometric pressure under the appropriate column to match the units recorded.
4) The spreadsheet automatically calculates the barometrically corrected flash point based on the units of pressure used.
4) The final calculated result is given under "Calculated Flash Point (°F).
5) Follow CRL SOP AIG048A for reporting the final results.

Date of Analysis:

Work Order(s): 1805008, 1806004

6/8/2018

Analyst: CB

LIMS Batch ID: B18F004

Flash Point Barometric Barometric Barometric
Temp Pressure Pressure Pressure IEJIaIchulste_dt
Count LIMS 1D Recorded Recorded Recorded Recorded as(OF)om
(°F) (mm Hg) (mb) (in Hg)

1 B18F004-SRM7 80 996.0 80.78
2 B18F004-SRM8 79 997.0 79.73
B18F004-SRM9 (p-Xylene Phillips 66), average = 80.25
3 1806004-01 135 996.0 135.78
4 1806004-01 135 997.0 135.73
1806004-01, average = 135.75
5 B18F004-DUP2 135 997.0 135.73
6 B18F004-DUP2 135 997.0 135.73
B18F004-DUP2, average = 135.73
7 1806004-02 135 995.0 135.82
8 1806004-02 135 995.0 135.82
1806004-02, average = 135.82




Precision and Accuracy/IDOC Study

Analyst: Colin Breslin *To use template for calculations,
Analysis Date: 6/12/2018 save the sheet as another name and
SOP No. and Version: AIGO15A V4 enter the information needed.
SOP Name: Water Content by Karl Fischer Titration Change units and significant digits
Current Limits: 97 -107 % based on SOP.*
Sample Spiked Measured
LIMS ID Conc. Conc. % Recovery
(%) (%)
B18F011-SRM] 1.00 1.04 104.0
B18F011-SRM 1.00 1.04 104.0
B18F011-SRM] 1.00 1.03 103.0
B18F011-SRM4 1.00 1.04 104.0
CALCULATIONS
n X s 2s 3s X - 2s X+ 2s X - 3s X+ 3s
4 1.0375 0.0050 0.0100 0.0150 1.0275 1.0475 1.0225 1.0525
4 103.8 0.500 1.0 1.5 102.8 104.8 102.3 105.3
Where:
n = Number of replicate analyses
s = Sample (n-1) standard deviation of the replicate analyses
2s = Warning limits for precesion control chart
3s = Action limits for precision control chart
X = Mean of the replicate analyses
X + 2s = Warning limits for accuracry control chart
X + 3s = Action limits for accuracy control chart
Version 1
Modified 6/1/2011

Calculations Reviewed by Greg Mitsakopoulos 6/3/11
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